General Methods
All moisture sensitive reactions were performed in flame-dried glassware under an atmosphere of nitrogen. Anhydrous tetrahydrofuran (THF) was freshly distilled from Na/benzophenone ketyl. Ethyl acetate and hexanes were freshly distilled prior to use.
Unless otherwise stated, other solvents or reagents were used without further purification.
Flash chromatography was performed with 40-60 µm silica gel according to the method of Still.
1 Analytical thin layer chromatography (TLC) was performed on pre-coated silica gel 60 F-254 plates using UV light or ethanolic PMA stain for visualization. NMR spectra were recorded in CDCl 3 on a Bruker AVANCE 300 MHz NMR spectrometer operating at ambient temperature. Shifts are reported based on the solvent as a reference (δ 7.27 ppm for 1 H and 77.0 ppm for 13 C). IR samples were prepared as thin films from the deposit of a CH 2 Cl 2 solution on a NaCl disk and spectra were recorded on a Nicolet AVATAR E.S.P. spectrometer. High resolution mass spectra were obtained on a Waters in dry DMF (4.5 mL) at 0 o C was added dry NaH (88.1 mg, 3.67 mmol) in 4 portions.
The reaction mixture was stirred at 0 o C for 1 h, at which time 1-iodo-1- The layers were separated and the aqueous phase was further extracted with Et 2 O (3x20 mL). The combined organic extracts were dried (Na 2 SO 4 ), concentrated under reduced pressure, and purified by chromatography on SiO 2 (EtOAc/hexanes, 9:1) to afford the alcohol 32 (72.3 mg, 36%) as a yellowish oil:
Tert-butyl 4-(3-(1H-indol-4-yl)phenyl)-1H-indole-1-carboxylate (26)
.
